All reactions were performed in dry solvents, and under an inert N 2(g) atmosphere. All 
as the solvent. High resolution mass determinations were performed on a Finnigan MAT 8200 instrument using EI-ionization, and cold-spray ionization (CSI-MS) mass determinations with samples dissolved in a dichloromethane/acetone matrix, were performed with Micromass LCT instrumentation with carrier gases cooled to 200 K. Single crystal X-ray diffraction information can be found in the reference section and the .cif file for 3 is available on the Cambridge Crystallographic Database #CCDC-611645
Experimental Procedures and Characterization Data: 4-(3,5-di-t-butyl-benzyloxy)pyridine (2):
4-Hydroxypyridine(1.68g, 17.7mmol) was dissolved with heat in dry N,Ndimethylformamide (30ml) and the solution was cooled to 0°C. Sodium hydride (55% oil dispersion, 0.85g 17.7 mmol) was added to the reaction mixture in small portions over a 20 minute period. At 0°C, 3,5-di-t-butylbenzylbromide (5.00g, 17.7mmol) [A. Gourdon, Eur. J. Org. Chem. 1998 , 12, 2797 , also dissolved in DMF (30ml), was added dropwise over 30 minutes. The reaction was stirred at 0°C for 1 hour, and warmed to room temperature overnight. The solvent was removed under reduced pressure, and the residue dissolved in dichloromethane (150ml) 5, 165.8, 165.8, 153.7, 152.2, 152.2, 135.3, 134.6, 133.3, 131.8 (2C), 129.2, 124.0 (2C), 121.9, 112.4, 72.1, 45.1, 35.5, 35.2, 35.0, 31.6, 31.5, 26.6, 23.1, 2+ m/z = 895.5
(Note no singly charged rotaxane species were observed in the mass spectrum despite several variations in the conditions employed.)
